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Weigh out 0.25 gram of the sample and suspend in 30 cc. of water, in a 10 cm. evaporating dish. Dissolve in 30 cc. of dilute hydrochloric acid, cover with a watch-glass and evaporate to dry-ness over a small flame or on a hot-plate. Cool, take up with 30 cc. of dilute hydrochloric acid, boil till all salts are in solution, and filter through a quick filter-paper. Wash the precipitate, using hot water, burn in a platinum crucible, cool, and weigh as silicious residue. Usually there is no need of fusing this residue, and it can be reported as silica. In case barium salts or titanium is suspected, the residue should be fused with sodium carbonate and the silica freed from these impurities.
Determination of Alumina and Ferric Oxide
To the filtrate from the silicious residue add a few drops of nitric acid, boil and add a slight excess of dilute ammonia. Boil till the liquid no longer smells of ammonia, filter through a No. 2 12.5 cm. Swedish paper, wash with hot water, burn, and weigh as A12O3 and Fe2O8. The filtrate and washings should be caught in a 500 cc. Griffin beaker.
Determination of Lime
The filtrate from the alumina and ferric oxide precipitate is brought to boiling, and, while boiling, 50 cc. of hot ammonium oxalate solution are added. Boil for two or three minutes, allow to settle, filter through a 12.5 cm. No. 597 S and S paper, washing the precipitate with hot water till free from oxalate. Then remove from the funnel and, without disturbing the filter-paper, wash out as much of the precipitate as possible with the wash-bottle into the beaker in which the precipitation was made. Then carefully unfold the paper and, allowing it to rest against the side of the beaker, wash off all adhering particles into the beak-ic acid, evaporate to dryness, take up with dilute hydrochloric acid, evaporate to dryness, take up with dilute hydrochloric acid (1:4), filter, ignite, and weigh as SiO2.
